Molecular structure of compound 6 Figure 1. Molecular structure of 6 with 30% probability displacement ellipsoids. Hydrogen atoms have been omitted for clarity. Selected bond distances (Å) and bond angles (deg): Zn-C1 2.
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Zincate 6 constitutes the first example of a putative intermediate formed in the first step of a two-step AMMZ reaction of an aromatic molecule to be structurally defined and fully characterised. Its molecular structure can be considered a contacted ion pair and can be viewed as a six-membered [LiOCCZnC] ring system where both metals are connected through a shared methyl and an ortho-deprotonated anisole ligand set. where the TMEDA ligand is replaced by two THF molecules. 3 It is noteworthy that 6 is stable in hexane solution and does not undergo disproportionation. This could be due to the bidentate stabilisation provided by the TMEDA ligand which makes compound 6 more robust and therefore less prone to cleavage and rearrangement.
NMR spectra
Compound [(THF)Li(C 6 H 4 -OMe)(TMP)Zn( t Bu)](2)
0.5 1.0 1.5 2.0 2.5 3.0 3.5 4.0 4.5 5.0 5.5 6.0 6.5 7.0 7.5 8.0 ppm 
Compound [(THF) 3 Li(C 6 H 4 -OMe)( t Bu)Zn( t Bu)](7)
1 H, 7 Li and 13 C NMR spectra in C 6 D 6 1.0 1.5 2.0 2.5 3.0 3.5 4.0 4.5 5.0 5.5 6.0 6.5 7.0 ppm 
Reactions monitored by NMR a) [(THF) 3 Li(C 6 H 4 -OMe)( t Bu)Zn( t Bu)](7) + TMP(H) in deuterated benzene
(i) 1 H NMR spectrum of 7 in C 6 D 6 : 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 ppm 1.37 1.38 1.38 1.39 1.40 1.58 3.11 3.12 3.14 3.35 6.73 6.75 6.78 6.80 6.82 7.13 7.14 7.15 7.15 7.17 (ii) 1 H NMR spectrum of 7 + TMP(H) in C 6 D 6 (1 hr) 0.5 1.0 1.5 2.0 2.5 3.0 3.5 4.0 4.5 5.0 5.5 6.0 6.5 7.0 7.5 8.0 8.5 ppm 
